BNAM/2014-Tp-08-10

YIIK 669.15:669.018:543.4
DOI: 10.18577/2307-6046-2014-0-8-10-10

CHEKTPO®OTOMETPUUYECKOE ONPEJEJEHUE
HUOBHUS B JKAPONPOUYHBIX HUKEJEBBIX CILUIABAX,
COJEPKAIIINX TAHTAJI

H.B. I'yamo6uH
KaHouoam XumMuyeckux HayKk

B.U. TutoB
KaHouoam mexHuuyecKux HayK

JI.B. IIlnnunenko

P.M. JIBopeukoB

Agrycrt 2014



Bcepoccuiickuii mHCTHTYT aBHMaunoHHBIX MaTepuanoB (OI'YII «BUAM» T'HL) —
KpyTHEHIee POCCUICKOe TOCYAapCTBEHHOE MAaTEpUATOBEAUYECKOe MpennpuaTue, Ha
npotspkernn 80 JIeT pa3pabaThIBarOIee W MPOU3BOJISINECE MAaTEPHAIIBI, OIPEICIISIONINe
00JIMK COBpEMEHHOW aBHallMOHHO-KOocMuueckor Texauku. 1700 corpymamkoB BUAM
TpyAarcs: B 0ojsiee 4eM TPUALATH HAYyIHO-HUCCIIEA0BATEIbCKUX J1a00PaTOPHSIX, OTAETAX,
IIPOM3BOJCTBEHHBIX II€XaX M HCIBITATEIbHOM LIEHTPE, a TAKKe B YEThIpex (uinanax
nHcTHTYTa. BUAM BBIONHSAET 3aKa3bl Ha pPa3padOTKy M MOCTABKY METALUTUYECKUX U
HEMETANIMYECKUX  MaTepHalioB, IOKPHITUH, TEXHOJIOIMYECKUX IIPOLECCOB U
000pYyAOBaHMS, METOJIOB 3AIIUTHI OT KOPPO3HH, & TAKKE CPEACTB KOHTPOJS UCXOIHBIX
MPOJYKTOB, MOmypabpuKaToB W M3AENWH Ha WX OCHOBE. PaboTBl BemyTcs Kak IO
rocyJapcTBeHHbIM mporpammaM P®, Tak M 1o 3aka3aM BeAyIIMX MPEANpPUATUN
aBUAIMOHHO-KOCMHUYECKOro KomIuiekca Poccuu u mupa.

B 1994 r. BUAM mnpucBoeH craryc l'ocyaapcTBEHHOTo Hay4yHoro LeHTtpa PO,
MHOTOKPATHO 3aT€M UM MOATBEPKIECHHBIM.

3a pa3paboTKy W CO3JaHHEe MaTepHajioB JJs aBUAIIMOHHO-KOCMHUYECKOH W JIPYyTuX
BUJOB cleuuaidbHOM TexHuku 233 corpyanukam BUAM npucyxnaeHsl 3BaHUS
JlaypeaToB Pa3IMYHBIX T'OCYIapCTBEHHBIX HpeMuii. M3o00perenus BUAM ormeueHb
HarpajaMy Ha BBICTaBKaxX UM MEXIyHapoAHbIX cajmoHax B JKenere u bproccene. BUAM
HarpakieH 4 30JI0TBIMH, 9 cepeOpsSHBIMA U 3 OpOH30BBIMH MEJAIISIMU, TIOIy4eHO 15
JTUTIIIOMOB.

Bosrnasnsger uHCTUTYT naypeat rocyaapctBeHHbIX npemuil CCCP u PO, akagemuk

PAH, npodeccop E.H. Ka6mnos.



YK 669.15:669.018:543.4
DOI: 10.18577/2307-6046-2014-0-8-10-10

HB. I yH006uH1, BU T umoel, JL.B. Huﬂuneﬁkol, P.M. ﬂeopeukoel

CIIEKTPO®OTOMETPUYECKOE OIIPEJEJEHUE HUOBUA
B 7KAPOITPOYHBIX HUKEJIEBBIX CIINTABAX, COAEPKAIIIUX TAHTAJI

Paszpabomana memoouxa cnekmpogomomempuueckoeo onpeodeieHuss Maccosol 00-
au Nb 6 orcaponpounvix nukenesvix cnaiasax 6 ouanasone konyenmpayuii 0,5-3,5% (no
macce) npu oonospemenrnom cooepxcanuu ¢ cnaasax 1a (0,5-6,0% (no macce)). /s
nosblueHUs MoyHocmu u yucmomsl nposedenus anaiuza, Nb u Ta npedsapumenvro
OMOENAIOMC OM MeUarwux KOMHOHEHNO8 U OCHOB8bl CNIA8A (eHUNIAPCOHOBOU KUC-
nomot. Mewarowee enusnue Zr u Hf, xomopwie ocascoaromes emecme ¢ Nb u Ta,
yecmpauaemcs céa3vlanHuem ux 8 npoyHwii komniexc komnaexkconom . Ananuz ee-
0emcsi ¢ peazeHmom cyib@onumpazo 3 ¢ nociedyrouwum cneKmpopomomempuiecKum
usMepeHuem onmu4eckol NIOMHOCMU pacmeopa npu Onure 80aHvl A=560 nm. Pacuem
cooeparcanusn Nb npouzsooumest no cmandapmmviv 06pazyam HUKeIe8020 Cniaea ¢ amme-
cmosannbim cooepoicarnuem ND, nposedennvim uepes 6ce cmaouu ananusa ¢ dobasienuem
cmanoapmuozo pacmeopa 1a 6 Koiuuecmee, pasHoM €20 COOEPAHCAHUIO 8 AHAUIUPYEMOM
cnuase.

Knrwouesvie cnosa: cnexmpogomomempusi, cyivgonumpaszo 3, opeanuyeckue pea-
2enmbl, (heHUNapcoHo8as KUCIOMA, ONMU4ecKds NIOMHOCMb, CIAHOAPMHUbILL 0Opaszey,
Mewarowuil paxmop, GUHHAL KUCIOMA, 2pa0yUPOBOYHDbLIL cPAPUK, ANTUKEOMHAS YaACTb,
OMHOCUMENbHASL NOSPEUWHOCIb, JHCAPONPOUHble HUKeNesble CHIAGblL, UYEEMHble KOM-

NJIeKCHble COeOUHeHUsl, HUOOUL, Manmal, 2a@Hul, YUpKoHuil, adoeHo.

N.V. Goundobin, V.I. Titov, L.V. Pilipenko, R.M. Dvoretskov

SPEKTROFOTOMETRIC DEFINITION NIOBIUM IN THE HEAT RESISTING
NICKEL ALLOYS CONTAINING TANTALUM

The technique definitions of mass fraction Nb in heat resisting nickel alloys in a
range of concentration of 0,5-3,5% of weights by absorption spectrofotometrical meth-
od is developed at the simultaneous maintenance in alloys Ta (0,5-6,0% of weights).
For increase of accuracy and cleanliness of carrying out of analysis Nb and Ta prelim-

inary separates from disturbe components and from basis of alloy by phenilarsenium



acid. The disturbe cous of Zr and Hf, what separates together with Nb and Ta, separetes
with binding it’s a stable complex with a reagent complexon III. The analysis is con-
ducted with a reagent sulphonitrazo E by spectrofotomttrical measurement of optical
density of a solution on length of a wave A=560 nanometers. Calculation of mainte-
nance Nb is made on the standard sample of a nickel alloy with the certified mainte-
nance Nb spent through all stadies of the analysis with addition in its a standart solu-
tion Ta in quantity equal its maintenance in the analyzed alloy.

Keywords: spectrofotometry, sulphonitrazo E, organic reagents, phenilarsenium ac-
id, optical density, the standard sample stirring the factor, wine acid, calibrery the
schedule,aliquota a part, a relative error, heat resisting nickel alloys, colour complex

connections, niobium, tantalum, haphnium, zirconium, addend.
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BBenenune
[Tpu pa3paboTke HOBOTO MOKOJICHHS JKAPOIIPOYHBIX CIUIABOB U CHCTEMATHYECKOM YCOBEp-

IICEHCTBOBAHUH CYHIECTBYIONIMX XKapOonpouHbIX HHKeNeBbix cruiaBoB (JKHC) mis mepcrekTus-
HeiX ['TJl HOBOro mokosieHus (HampuMep, TaKUX Kak JBuUraTesib BToporo srama [TAK DA,
SHEepreTU4ecKrue YCTaHOBKU MOIIHOCTHIO 250 MBT u Gonee) ¢ Bbicok03(h(heKTUBHBIM TpaHC-
NUPAIMOHHBIM WU TIPOHUKAIOUIAM OXJIXKJICHUEM JIOMATOK, TIO3BOJISIFOIINM YBEITUYHATH TEM-
neparypy rasa nepen Typounoit 1o 2100-2200 K u co3marh npakTHUECKHA «CTEXHOMETpHYe-
CKUI» ra30TypOMHHBIN JBUTATeNb, TPEOYETCsl MPUMEHEHHE OCOOBIX TEXHOJIOIMYECKUX MpHe-
MOB JUIsl M3TOTOBJICHHS HEOOXOJUMBIX CILIaBOB U monydadbpukaros [1]. s aToro Heobxo-
JIFIMO:

— KOMIUIEKCHOE JIETHPOBAHKE, B TOM YHCJIE TAHTAIOM, HIOOWEM, pPeHUEM, CO cOaTaHCHpPO-
BaHHBIM XMMHUYECKHM COCTAaBOM M OTPAaHUYEHHEM TEeMIIepaTyphbl IOJHOTO PACTBOPEHUS
y'-Gass [2];

— CHW)KEHHE COZIep KaHUs BPEIHbBIX IPUMECEH;

— MUKpOJIETHpOBaHKE — BBeJieHHE B cruiaB P3M [3, 4];

— ¢opmupoBanue y'-asbl [5, 6] TpeObyemoro pasmepa myreM TEpMUUECKOH 00pabOTKU C
MIOCTIETYIOIIEH 3aKaIKON KaK BBIIIE, TAK M HIDKE TEMITEPaTyphI MOTHOTO PACTBOPEHHS YIIPOU-
Hstoren y'-¢assr [7-9];

— MPUMEHEHHUE PETJIAaMEHTHPOBAHHOTO U YCKOpeHHOTo oxiaxkaeHust [10].



K uucny coBpeMeHHBIX pa3pabOTOK OTHOCHUTCS CO3AaHHME HOBBIX KAPOMPOUYHBIX KOMIIO-
sunnoHHbIX MatepuaioB (KM) cuctem Nb—Si u M0-Si—B [11] — 3BTeKTHUECKHUX KOMIIO3UTOB
cemerictBa BKJIC co crtpykrypoii y/y'-MeC. CtpykTypHON OCHOBOH CIIJIaBOB CEMEHMCTBa
BKJIC cnyxar npoctsie 3BTekTrkH (Ni-NDC nau Ni—TaC), kortopsie mociie JISrupoBaHus
HAINpPaBJICHHOW KPUCTAJUIM3ALMH MPEBPALIAIOTCS B HUTEBUAHBIE MOHOKPHUCTAIIBI (BOJIOKHA)
CJIO’KHOTO XMMHYECKOTo cocTasa [12].

Cy11ecTBEHHOE TOBBIILIEHNE 3KCIUTYaTallUOHHBIX XapaKTEPUCTUK COBPEMEHHBIX Kapo-
npouHbiX HuKedeBbix ciuiaBoB (JKHC) mocrturaercss myreM nmpuMeHEHUs! pa3pabOTaHHBIX B
BUAM ynukanbHbIX 3()PEKTUBHBIX CIIOCOOOB paduHUPOBAHUS METaIa OT IIpUMeEcel B Ba-
KyyMe, 4TO MO3BOJISET MOJYIUTh XUMHUYCCKHUI COCTaB CIlIaBa ¢ OoJiee y3kuMmiu (B 3 pasa) mpe-
JenaMu JerupoBanusi (M0 CPaBHEHUIO C CEPUMHBIMH YCIIOBHSMH BBIIUIABKH) M 00ECICYUTH
nosrydeHue yiprpaurcroro merawia [10]. M3 mocneaanx pa3paboTOK MOKHO BBIJCIIUTE JIAC-
KOBBII  BBICOKOXKapOMpPOYHBIA JAe(pOpMUpPYyEeMbIii HHUKEIEBBIA CIUIaB HOBOTO IOKOJEHUS
BXK175, oTHocsmuiics K Ki1accy IUCHEPCHOHHO-TBEPACIONIMX CIUIABOB, MpeIHA3HAYCHHBII
JUTsl K3TOTOBJICHHUS JIUCKOB U IPYTUX BbicokoTeMIiepaTypHbix netaneid [T u ['TY [7]. Cruias
aerupoBan Co, Cr, W, Mo, Nb, Al, Ti u makpomobaskamu B, La, Sc, Ce; ynpouneH uHTep™Me-
TaJUIHBIMUA HAaHO- U MUKPOYaCTULIAMU Y'-(a3bl CI0KHOTO COCTaBa, a TaKyKe MEJIKOIUCIIEPC-
Hol kapOouaHoit dasoit Tuna (Nb, Ti)C u 6opuaHoii da3zoii Tua (Mo, Cr, W, Co0)3B; [13]. s
YIy4YIIEHUS TIACTUYHOCTH U OJHOPOJHOCTH TPYAHOJAehOPMUPYEMBIX rerepodasHbIX CIiia-
BOB HCITIOJIb3YETCS MPOIIECC KOHTPOJIUPYEMON THHAMHUYECKON pekpuctayumsanuu [14]. s
noBbIIeHUs pecypca neraned I'T/] ucnosb3yroTcsi COBPEMEHHBIE MOHHO-TUIA3MEHHBIE 3a-
mUTHBIE TOKPBITHS [3, 15-17], a Takke HOBasi TEXHOJIOTHSI HAHECEHHUST 3aIIIUTHOTO TIOKPBITHS —
kepamuueckoro ciost T3II — peakTHBHOE MarHETPOHHOE OCAKIAEHHE IIPH NOBBINICHHOM Ya-
crote [18].

XVUMHYECKUH COCTaB MO MHOTUM 3JIEMEHTaM IPEACTABIECHHBIX BBIIIE CIIABOB KOHTPO-
JUpYyeTcs 1Mo cTaHaapTu3oBaHHbIM Metoaukam aHanuza (I'OCT, OCT, MU u np.), ogHako B
CBSI3U C CHUCTEMAaTMYECKH MPOBOJUMOM pabOTON MO COBEPLICHCTBOBAHUIO CIUIABOB, U3MEHE-
HUIO TIPEEIIOB COJEP/KAHUN U COOTHOILIEHUS BHOBb BBOJUMBIX B CIUIABBI DJIEMEHTOB JIETUPO-
BaHUs BO3HMKAIOT 3a/1ayl CO3JaHMsI HOBBIX METOJUK M COBEPIIEHCTBOBAHUS JIEHCTBYIOIINX
MeToauK aHanu3a. OAHUM W3 TPYIHOOINpPEAENIEMbIX 3JIEMEHTOB U3 YHUCIa JIETUPYIOIIUX B
JKapOIMPOYHBIX HUKEJIEBBIX CIUIaBaX MpPH OJHOBPEMEHHOM MPUCYTCTBUU B CIIaBaX MEIIAlO-
IIMX DJIEMEHTOB (TaHTana, MUPKOHWUs, radHus) sisgercs HHOOUH. C HEenbi0 JOCTOBEPHOTO

KOHTpoJisa conepxkanus Hnoous B JKHC, npoBenena pazpaboTka MeTOANMKHA (OTOMETPUIECKO-



ro ompeneneHuss HuoOus B auanazone 0,5-3,5% (mo macce) mpu coiep)KaHWM B CIUIaBax
0,5-6,0% (o macce) TanTana, a TaKxke rapHUs U HUPKOHUS.

OmnwucaHHbIC B IUTEpAType METO/IbI aHaIM3a ¢ oTaesieHueM apyr ot apyra Nb, Ta u apy-
rux Merraromnmx saementos (Zr, Hf, Ti, W, Mo0), oco6eHHO KOr1a coaepKaHue OJHOr0 KOM-
MIOHEHTA TPEBAIUPYET HaJl COACPIKAHUEM JPYTrOro, SBISIOTCS TPYIOSMKHUMH U HE BCErna OT-
BeUaloT TpedyemMoMy ypoBHIO TouHOCTH [19-22]. Kpome TOro, 3TH METONBI HE pacrpocTpa-
HSIOTCS HA JKapONPOYHBIC HUKEITIEBBIC CIUIABHI.

CnektpodoromMeTpudeckie MeTo bl onpenesieHus ND cuntaroTcs MeHee TPYJA0EMKUMU U
Han0oJiee CEICKTUBHBIMU U YYBCTBUTEIBHBIMHU 10 CPABHEHHIO C BHICOKOTOYHBIMU I'PaBUMET-
PUYECKHMH METOJIaMH, JIJISl YeTO MCIOJIb3YIOTCS CHEIUAbHBIE OPTaHUYEeCKIE PeareHThl, 00-

pasytoiire ¢ Nb B pacTBopax okpaiieHHbIe KOMIUIEKCHBIC COeMHEHUs [22].

MarepuaJjbl 1 MEeTOAbI
Jlyist mpoBeieHusT WiccleIoBaHuid U pa3paboTku meronuku aHanusa KHC, comeprkammx

TaHTaJl, Ha CoZiepKaHNe HUOOUS IPUMEHSIOTCS CIIEYIOIINEe MaTeprabl U METOMbI:

— emech kucnor — 3 wacti HCl (muotrocrsio d=1,19 r/em®) u 1 wacts HNOj3 (oTHOCTBEO
d=1,40 r/cm);

— kuciora consnast HCl — kormenTpuposannas (miotsoctsio d=1,19 r/em®), pasGasnennas
(1:1);

— kucnora azotHas HNO3 — konnentpupoBanHas (rrotaHoctsio d=1,40 F/CM3);

— kuciora cepast H,SO,4 — KoHIeHTprpoBanHast (utoTHOCTHI0 d=1,84 r/em®);

— KHCJIOTa BUHHAA — ¢ KoHIeHTparueit 50 u 15%;

— peareHT cynbponutpaszo 3 — 0,1%-Hblii BOAHBINH pacTBOp;

— KucnoTa peHunapcoHoBasi — S%-Hblit BOJHBIN pacTBOD;

— koMmruiekcoH Il — 0,1 H. BoHBIN pacTBOp;

— (hoHOBBII pacTBOpP, IPUTOTOBJIEHHBIN 13 10 MIT CepHOM KHCITOTHI (TWIOTHOCTHIO 0=1,84 F/CM3),
pa30aBieHHON BOMIOI B MepHOI koj6e BMecTuMocThio 500 mi ¢ nobaBnenueM 20 T BUHHOMN
KHUCIIOTHI;

— CTaHJAPTHBIA pacTBOP HUOOMS, MPUTOTOBIEHHBIN CIeAYIOMUM MeToI0M, — 0,1 T HHOOUS
METATMYECKOT0, TPOKaJIeHHOro B MydenbHoi neun n0 okcuaa NbyOs, crutaBnstor B My-
¢enpHOI neun B KBaplieBOM Turie ¢ 3 r nupocyibdara kanus npu temneparype 1000°C; 3atem
IUIaB BBIIIETAYMBAIOT B KOHIIEHTPHPOBAHHOMN CEpHOM KucioTe (MIoTHOCThIo 0=1,84 F/CMS), re-
PEBOIAT PacTBOP B MEPHYIO KOOy BMEeCTUMOCTHIO 100 MJI M TOBOJST IO METKU KOHILIEHTPU-

POBAHHOM CEpHOU KUCIOTON C TUTPOM O HHOOHIO — Tnp=1 Mr/mu;



— CTaHJAPTHBIN pacTBOP TaHTaJa, MPUTOTOBICHHBIA claeayromuM MetoaoM, — 0,1 r TanTa-
Jla METaJUTHYECKOT0, TPOKAIEHHOTO B My(enbHOl neun 10 okcuaa 1a;0s, CIUIaBISIOT B My-
(denpHOM TIeur B KBapIIeBOM THTJIE ¢ 3 T mupocyibdaTa kams mpu temiieparype 1000°C; 3arem
IUI4aB BBIIEIAYMBAIOT B KOHIICHTPHPOBAHHOM CEpHOI KrcmoTe (mmoTHOCThIo 0=1,84 r/cm’), me-
PEBOJIAT PacTBOP B MEpHYIO K010y BMecTUMOCThIO 100 M1 ¥ AOBOAST A0 METKH KOHIIEHTPH-
POBAHHOM CEpHOM KHCIOTON C TUTPOM IO TaHTalLy — [ 1,=1 Mr/mu;

— KMJIKOCTh JIJIsl TIPOMBIBAHHUS, IPUTOTOBIICHHAS CIeAYIOMMM MetoaoM, — 10 T permmap-
COHOBOM KHCJIOTHI IIOMEIIAIOT B KOJIOY BMECTHMOCTBIO 1 11, 106aBmsitoT 100 Mt pactBopa HCI
(rrotHocThI0 0=10 T/mM°), HarpeBaloT 10 pacTBOpeHHs (EHUIAPCOHOBON KHMCIOTHI, OXJIa-
KIAIOT U pa3daBisiioT pactBopoM HCI Toif e MIIOTHOCTH 10 METKH.

[Tpu nmpoBeneHnr UCCIIEOBAHUN UCTIONB3YETCs criekTpodoromeTp Mapku [13-5400B.

3amauda no onpexaenenuto HHoOus B JKHC, B KOTOPBIX OJHOBPEMEHHO MPHUCYTCTBYIOT Ta
u Takue snemMenthl, kak Zr, Hf, W, Mo, Co, Cr u apyrue, pemanach B HECKOJIBKO 3TarloB.
Brauane mns ¢oromerpuueckoro merona ompeneiacuus ND BeIOMpaan COOTBETCTBYIOIINN
YyBCTBUTEIBHBII pEareHT Ha OCHOBE HMIMPOKO OMHCAHHOTO B JuTeparype [22, 23] ombiTa nc-
CJICTOBAHUS 3aBUCUMOCTH MEXKJy CTPOCHHUEM OPTaHMYECKUX PEareHTOB M UX CIIOCOOHOCTHIO
JlaBaTh IBETHBIE KOMILIEKCHBIC coeaunenus ¢ Nb; takke B paborax [22, 23] moapoOHO omu-
CaHbl CIIEKTPOPOTOMETPUYECKHE METO/IbI ¢ Hanbosiee nepcrnekTuBHbIMU it ND opranuye-
CKHMH peareHTaMu, MPUMCHICMBIMU JIJISl aHAJIN3a METAJUIOB, CTAJICH U JPYTUX MaTCPUAIIOB.

W3 nanbonee uyBcrButenbHbIX K ND pearenToB — cynbdoxnopdenon C, nupuaniasope-
3opuuH (ITAP), cynbdanutpazo D — BbiOpanu cynbdanutpazo D. OH AaeT YCTONYHBYIO
okpacky ¢ Nb B mmmpokom WHTEpBajie KUCIOTHOCTH M B MEHBIIEH CTEIEHH 3aBUCHUT OT IMPH-
CYTCTBHUS OKHUCTUTENEH U BOCCTAHOBUTEJECH B pacTBOPE, YeM JIBa IPYTHX peareHra, Ipu 3TOM
Ta, IpUCYTCTBYIONTH B CIIaBe, IBETHOUM PEaKIMK C Cyab(aHUTPa30 D HE JaeT MPH KUCIIOT-
Hoctu pactBopa 1-3 H. mo HCI. OgHako B 3THX YCIOBHSX OH 3aHIIKACT OMTUYECKYIO IUIOT-
HocTh ND ¢ cyapdonuTpazo D. J{ns moamepkaHusi yCTOWIMBOCTH HHOOHEBOTO KOMITJIEKCA B
BOJHBIN pacTBOpP BBOAWIMU aafeHA000pa3oBaTellb — BHHHYIO KHCJIOTY, WHade HUOOUEBbBIE
KOMIUTIEKCHI THPOIH3YIOTCS, 00pa3yroT MOJMMEPBI U BBITIAAAOT B 0caok. [IpoBepky crerie-
HU BisHUs Ta Ha peakiuio ND ¢ cyabdanuTpazo D oCyIecTBIsIIH Ha OCHOBE TPaJlyHpOBOY-
HBIX TPaUKOB 3aBUCUMOCTH ONTHYECKOW TIOTHOCTH ND B MCKYCCTBEHHO MPUTOTOBIICHHBIX
pacTBOpax Ha YHCTHIX CEpHOKHCIBIX consax ND ¢ mobariienuem nmponopiuoHaIbHOTO KOJTHYe-
ctBa Ta u 6e3 Hero. ['paduku crpomnu mo pactBopy uucroro Nb u HHOOMS, CMeIIaHHOTO C
Ta, B muamazone kouteHrpamnuii (5-80) mMxr/50 mut. J{ist npuroTOBICHHS TAKUX HUCKYCCTBECH-

HBIX cMeceil Opanu cepHOKHUCIbIe cTanaapTHble pactBopbl Nb u Ta, cMemmBamym ux B pa3nnd-



HBIX COOTHOUIEHUSX U pa30aBiisjiM BUHHOW KHCIOTOM B MEPHBIX KOJIOAX BMECTHMOCTBIO
100 M. [lamee orOupaid alMKBOTHYIO YacThb U MPOBOAWIM (POTOMETPUPOBAHME MPHU JITUHE
BosHBI A=560 HM Ha cnekrpodoTtomerpe [19-5400B. M3 mocTpOeHHBIX TpagyHMpPOBOUYHBIX
rpaMKoB, UMEIOLIMX B JJAHHOM JAMana3oHe KOHLEHTPalUil MpsIMOIMHENHHBIN XapakTep, rpa-
¢uk pactBopoB Nb ¢ Ta umen MeHbIINI yroj HAKJIOHA IO CPABHEHUIO C rpaduKoM pacTBoO-
poB, coxepxamux Tobko Nb, 1. e. Ta 3anmxkaer ontuyeckyro mioTHOCTh ND. [lanHbie moiy-

4YeHHBIX U3MepeHuit conepkanust Nb npencrapnenst B Tadu. 1.

Tabruya 1
Pe3yabTaThl onpeneienus conepxanus ND B rpaxynpoBouHbix pacteopax cmecu Nb u Ta

CocraB cmecn, | CooTHOIICHHE KommaectBo anmemenTa Ompeneneno | OTHOcHTETbHAS
MT COJICpP)KaHUS | B QAJIMKBOTHOM YaCTH, MKT Nb, Mxr MOTPEIIHOCTh

Nb Ta Nb/Ta Nb Ta omnpeeneHuii, %
1,0 1,0 11 20 20 20,2 1,0
2,0 3,0 1:15 40 60 39,5 1,2
15 3,0 1:2 30 60 28,95 3,5
2,5 7,5 1:3 50 150 46,0 8,0
2,0 10,0 1:5 40 200 36,0 10,0

W3 cpaBHEHUs 3HAUE€HUN OTHOCUTENBHBIX MOrpelIHocTel BUIHO (cM. Tadi. 1), uto Ta He
memaet onpenencauto Nb 1o coornomenus Nb:Ta=1:1,5. [Ipu yBenuuenun conepxanus Ta
ot cooTHouieHus 1:1,5 u Bbime, Ta 3ameTHO nmpensTcTByeT pasButhio okpacku Nb. I[Tpu stom
MaKCHUMallbHas OTHOCHUTENIbHAsl MOrpemHocTh yBenuuuBaercs 10 10% (otH.). Takoe aHo-
MaJIbHOE BJIMSIHUE TaHTajJa Ha 3aHWKEHHWE ONTHYECKOW IJIOTHOCTH PacTBOpa HUOOUS C CyIb-
¢doHUTpazo D WK ¢ JIOOBIM JAPYTUM PEareHTOM B aHAIMTHYECKOW XUMHHM HHOOWS TPHHSTO
Ha3bIBaTh «YaCTHYHOW MOTEPEil MHIMBHUIYaIbHBIX CBOMCTBY [23].

Memaromiee BIUsTHEE Ha ONpeaeieHrne HHoOus nposBisitoT takke Zr u Hf npu xucnot-
HocTH pactBopa 1-3 H. o HCI, Tak xe oOpasytomiue ¢ cyabpOHUTPa30 D OKpaIICHHbIH KOM-
TUIEKC.

Jlyia Toro 4ToObl MOBBICUTH TOUHOCTH omnpeaeneHuss Huodus B XKHC, conepkamux mo-
mumo Ta, Zr u Hf eme Cr, Mo, Cu u apyrue snemMeHTbl, HEOOXOIMMO MPOBECTH OTIIEIICHHE
Nb 1 Ta oT OOonbUIMHCTBA JIETUPYIOMINX JIEMEHTOB U OT OCHOBBI cIuiaBa. J{Jist 3TOro mpume-
HI0T QeHmnapconoByro kuciory. Ocaxaenue Nb mpoBogst B npucyrcteun 0,3—-3 H. HCI.
[Tpu atom Nb, Ta, a Takke Zr u Hf BeimagaroT B Bue 6€10ro XJIOMbeBHIHOTO ocaaka [23].
[Tomexu co cTOpOHBI Ta yCTpaHSIOT BBEIEHHEM €ro B PAaCTBOPBI CTAaHAAPTHHIX 00pa3IoB
KHC, He comepkalux TaHTald B KOJIWYECTBE, PABHOM €r0 COJAEP)KAaHUIO B aHAIM3UPYEMOM
cmaBe. Memaroinee Biausaue Zr u Hf, ocaxnarommuxcs coemectao ¢ Nb u Ta, ycrpansiercs

CBSI3BIBAHMEM WX B MPOYHBIN KoMIuTeke KoMiuiekcoHoM 11, Mermmaronue onpenenennio Nb ¢



cynabdouutpazo O Mo, Cu, Co, Cr u apyrue snements! (npu ocakaenuu Nb denmmapcono-

BOM KHCIJIOTOI) OCTAIOTCSI B PaCTBOPE.

Buinonnenue ananusa
HaBecku ananusupyemoro ciuiaBa u cranaapTHbix oOpasioB JKHC B cooTBeTcTBHHU €O

CXEMOW, MpPEeCTaBICHHON B TabJl. 2, MOMENIAIOT B CTaKaH MJIM KOHMYECKYIO KOJOY BMECTH-
_ 3
mocthio 150 mi, pactBopsirot B cmecu 30 mut HCI (murotaocteio d=1,19 r/em”) u 10 mix HNO3

(rrotHOCTHO d=1,40 r/cM®) IPU HArpeBaHNH Ha AIEKTPOILIHTE.

Tabnuya 2
Cxema oTO0pa mpoObl CILIABA M COOTBETCTBYIONIEH ATHKBOTHOI YacTH PacTBOPA AJs aHAJIM3a
Junanazon copepxanust Nb Hagecka crutaBa, T AJIMKBOTHAs 4acTh pacTBOpa
B criaBe, % (1o mMacce) JUis (OTOMETPUPOBAHHMS, MJI/MIT
0,5-1,0 0,2 2,0/50
1,0-2,0 0,1 2,0/50
2,0-35 0,1 1,0/50

ITocne pacTBOpeHMs HaBECKU CIUIaBa pacTBOPHI yHmapuBaroT gocyxa. Ecinu conepikanue
Ta B aHanu3upyeMoM ciuiaBe mpesbiinaet cogepkanue Nb Gonee yem B 2 pasa, TO K CyXoMy
OCTaTKy CTaHJAPTHBIX 00pa3loB JOOABJISAIOT CTaHIAPTHBIA pacTBOp Ta B KOJIMYECTBE, COOT-
BETCTBYIOIIEM COJICP)KAHUIO |a B aHAJTM3UPYEMOM CIUIaBe. 3aTeM K KakJIoMy o0pasiy Jo0aB-
asiot 10 M HCI (umotaocteio d=1,19 F/CM3), 10 M 15%-Ho# BuHHOM KHCIOTHI, 80—100 M
BO/JIbl, HAIPEBAIOT J10 KUMEHUs U NpubaBisioT 50 Mi1 ropstuero pactBopa 5%-Hol denumiapco-
HOBOH KHUCJIOTHL. PacTBOPBI KUIATAT 2—3 MUH M OCTaBJIAIOT Ha HOYb HA TEIJION IJIHTE, 100a-
BUB B CTaKaHbl HEMHOTO (puibTpytromie Oymaxknoil maccbl. Ocaiku OT(UIBTPOBBIBAIOT Yepe3
IUIOTHBIN QUIBTP (CHHsA JeHTa), mpombiBatoT 10—12 pa3 pacTBOpOM it MPOMBIBAHUS, 3aTEM
noMemaT B ¢papdopoBble TUTIH, NOACYIINBAIOT U MPOKATUBAIOT B MY(EIbHON Meun mpu
temneparype 1000°C no ob6pa3oBanust okcuaoB. [lomyuyeHHbIE OKCUABI CIIABISIOT C 2 T TH-
pocyibdara Kalnus U BbIIIETAUYUBAIOT B Boje, coaepxamiei 10 ma 50%-Horo pactBopa BUH-
HOM KHCIOTHI. PacTBOpBI EpEeBOAST B MEpHBIE KOJIOBI BMECTUMOCTHIO 100 M1 M TOBOJSAT BO-
JIOH IO METKH.

Jns poTroMeTpupoBaHus OTOMPAIOT AJTUKBOTHYIO 4YacTh IOJTOTOBJIEHHBIX PacTBOPOB B
COOTBETCTBUM C JAHHBIMU Ta0Jl. 2 — B KaX/IAyI0 MEPHYIO KOJIOY BMeCTUMOCThIO 50 M 106aB-
Js10T (OHOBBIM pacTBOp 10 oObeMa 5 M (BKJIIOUYas allMKBOTHYIO yacTh). [Ipu Hammuuu B
crutaBax Zr u Hf Bo Bce pactBopsl BBosAT 1o 2 mit 0,1 H. pacTBopa komriutekcona 11, Beiep-
xuBaroT 10 MuH, 106aByA0OT MO 9 M pacTBOpa coysgHOM kucnoTsl (1:1), pa3daBisioT Bo10i
1o oobeMa 40 M1, 3aTeM MUIETKOM BBOAAT MO 3 MJI pacTBOpa peareHTa cyiabhaHuTpazo D U

pa30aBIAIOT BO/IOM A0 MeTKU. PacTBOpHI HarpeBaroT Ha BOJASHON OaHe B TedeHue 15 MuH (Wiu



BeIICPKUBAIOT 60 MUH O3 HArpeBaHMs) U Pa3BUTH OKPACKH KOMIUIEKCOB U M3MEPSIOT OIl-
TUYECKYIO IJIOTHOCTh PACTBOPOB B KIOBETE € TOJIIMHOM mornomjatomero cios 50 mm. B ka-
YEeCTBE PACTBOPA CPABHEHHS HCIIONB3YIOT «XOJIOCTYIO» MPOO0Y: 5 M (POHOBOTO pacTBOpa+Bce

PEaKTUBBI, UCTIONIb3yeMbIe TipH (poTomerpupoBanuu Nb.

Pe3syabTaTsl
Conepxanue HUOOMS HAXOIAT MO CTaHIAPTHBIM oOpasiaM (C OJM3KMM COJEpKaHHEM

NDb), nmpoBeZicHHBIM Yepe3 BCE CTaIUU aHAW3a U COJACPKAIIMM COOTBETCTBYIOIIECE KOJIHYC-
cTBO T4, mo dpopmyre:

X:a~(I[1/I[2)-(V2/V1),
rae a — komuuectBo Nb B cranmaptHoM obpasie, % (o macce); di/Jl, — OTHOIIEHHE ONMTHYECKOM
TUIOTHOCTH KCCIIEyeMOTO pPacTBOpa K OINTHYECKOW IUIOTHOCTH PAacTBOpa CTaHJAPTHOTO 00pasia;
V,/Vi — cooTHomIeHrEe 0O0HEMOB ATHMKBOTHBIX YacTedl pacTBOPOB CTAHAAPTHOIO M HCCIEIyEeMOro 00-

pa3ioB (IpH OJIMHAKOBBIX HABECKAaX CIUIABOB M PaBHBIX 00beMax).

[To omucaHHOM BbIIIIE METOAMKE MPOAHAIM3UPOBaHbI Ha coziepkanue ND wcciemxyembie
o6pasusl XKHC, coneprkamre Nb u Ta. Pesynbratsr onpenenenust Nb B uccienyemsix o6pas-

nax JKHC nmpexacraBnenst B Ta01. 3.

Tabnuya 3
Pe3yabTaTel onpenenenusi Nb B cranmapTabix oopasuax cniasos JKHC
€ MCKYCCTBEHHO BBeJIEHHBIM B HUX Ta NpPH NPOBeJeHUH CTATHCTHYECKOI 00padoTKHu

VYcnosusiit Homep | Comeprxanne Nb, Yucno Conepxanue Ta, | Cpennee comepxanne Nb,
HCCIIeTyEeMOT0 % (mo macce), |mapamrenbHbIX| % (o mMacce), | % (o macce), moydYeHHOE
obpasna 10 pacyueTy W3MEpPEHHI N MO pacyueTy B HCCIIETyEeMBIX 00pasiax

1 1,53 6 5 1,54+0,02

2 0,53 6 3 0,57+0,035

3 1,00 10 5 1,03+0,05

W3 maHHBIX TalI. 3 BHUIHO, YTO IOTPCIIHOCTL PE3YyJIbTATOB ONPCACIICHUA Nb B mccie-
AYEMbIX 06pa3uax XKHC =ne MMPCBbIIIACT OOIIYCKACMBIX OTKHOHeHI/II\/’I, MNPpUBCACHHBIX B

OCT 1 9043296, na metrons! aganusa Nb B JKHC.

O0cy:k1eHne U 3aKJII0YEHUs
B mportiecce BbImoiHeHHsT JaHHON pabOTHI pa3paboTaHa METOAMKA CHEKTPOPOTOMETPH-

4eCKOro ornpeseseHuss MmaccoBoi 10 ND B »apornpoYHbIX HUKEJIEBBIX CIUTaBaxX B JHANa30HE
0,5-3,5% (mo macce) mpu OTHOBPEMEHHOM cojiepkaHuu B ciuiaBax Ta (1-6% (mo macce)) ¢
MOTPENIHOCTBIO, HE MPEBBIIAIONIEN YPOBEHb JOIYCKaeMOI0 OTKJIOHEHHUs, YKka3aHHOro B OCT
1 90432-96, Ha mMeToabl aHamu3a. Y cTaHoBieHO, 4TO0 ND MOXeT ObITh OIpe/Ie/iecH B CIIIaBe C

pcarcHToMm CyJIB(I)aHI/ITpEBO 9B MNPpUCYTCTBUU Ta. I[J'I}I MOBBIIICHUA YACTOTEI U TOYHOCTH IIPO-



BeJICHHS SKCIIEPUMEHTa Tpeiaraetcs onpeaenats ND (mpu o1HOBpEMEHHOM TPUCYTCTBUH B
cruiaBe 0OJIBIIOTO coaeprkanus Ta) ¢ mpeaBapuTeabHbIM oTaeneHneM ND oT 0cHOBBI crTaBa
U Memanmx onpeaeicHuio ND GOJBIIMHCTBA JCTUPYIOIIUX AJIEMEHTOB, TP 3TOM pacyeT
coaepkanus ND mpousBouTcs M0 pacTBOpam craHaapTHbIX oOpasnoB JKHC ¢ BBeneHuEeM B
HUX COOTBETCTBYIOIIEIO KOJIMYECTBAa CTAaHIIAPTHOTO pacTBopa Ta. YCTaHOBIICHA JIMHEHHAS
3aBHCHMOCTh ONTHYECKOW ILIOTHOCTH OT cojepxkanus ND mpu dortomerpupoBanuu craH-
JApTHBIX pacTBOpoB (nuana3on kouienrpanuii 0,5-3,5% (mo macce)), coaepKaimx TOJIbKO
Nb u cmecs Nb ¢ Ta. BoisiBiieH ypoBeHb 3aBUCHMOCTH ONTHYECKOH IIOTHOCTH PACTBOPOB C
Nb u Ta or genpeccupyrornero BiusHus Ta. TanTan He MeIIaeT ONMPEAEICHUI0O HUOOUS MPH
COOTHOIIIEHUH €T0 COACPKAHMS B CIIJIaBe K HUOOUIO He Oonee yem 1,5:1.

JlaHHasi METOJIMKA TIO3BOJISICT MOBBICUTH TOYHOCTH OMPEACIICHUS HHOOWS B HUKEIEBBIX
CIUIaBax ¢ OOJIBIIUM COZCPIKaHUEM TaHTajla. METOIUKY MOXKHO NMPUMEHSTH I aTTeCTallH-
OHHBIX UCCIICJIOBAaHUI XUMHUECKOTO COCTaBa CTAHJAAPTHBIX 00pa3I[0B HUKEJIEBBIX JKapOIpoy-

HBIX CILIaBOB, COJACPIKAIINX HHOOUI 1 OOAHOBPEMCHHO TaHTAJI.
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